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Hacrosimas Metoauka pacnpocTpaHseTcs Ha JeTeKTOPEI Macc-ceeKTuBHbIe cepur 6500.

Cepus BrmouaeT B cebs cremyroume aetektopsl: 6545 Q-TOF LC/MS (moxens 6545),
6545XT AdvanceBio LC/Q-TOF (mozens 6549), 6546 LC/Q-TOF (momens 6546), 6560 Ion
Mobility Q-TOF LC/MS (moznens 6560) u ycTaHaBIHBaeT METOMABI M CPEACTBA X MEPBUYHOH IMO-
BEPKH IIPH BBOJE B 3KCIUTyaTalHIO W MOCJIe PEMOHTA M IIEPUOJMYECKOM MOBEPKH B MPOLECCE IKC-
rryatanuu. [ToBepka JeTeKTOPOB IPOBOJUTCS B KOMIUIEKTE C XpoMaTorpadoM.

OcHoBHas yacTh Ha3zBaHUA AeTekTopoB (6545 Q-TOF LC/MS, 6545XT AdvanceBio LC/Q-
TOF, 6546 LC/Q-TOF, 6560 Ion Mobility Q-TOF LC/MS) pacnionoxeHa Ha JTULEBON NMaHEIH Jie-
TEKTOPOB B JIEBOIi BepXHel (unu cpenneit) nonosure. [{udpoBoe o603navenue monenu (6545, 6549,
6546, 6560) pacmosoXeHO B BEIEMKE B HIDKHEH YaCTH JIMIEBOH MaHEeIH IeTeKTopa W uMeeT Gop-
matr: G6545X, G6549X, G6546X, G6560X, rne G- knaccudukarop Buaa o0opyaoBaHHs 110 KaTa-
JIOTY M3rOTOBHTENA, X - omHa M3 26 OyKB COBpPEMEHHOIO JAaTHHCKOro andaBuTa, 0003Havyaromas
mndp cnocoba pacnpeneneHus MoToka 000pya0BaHHs IO CKJIalaM KOMIIAaHUH, HAXOASAIIUXCS B pa3-
JIMYHBIX PErHOHaX.

[ToBepka meTekTopa MPOBOIUTCSA B KOMILIEKTE C XpoMaTorpadom.

OIIEPALINU ITOBEPKHA

Ta6munal — Onepanuu NoBepKU

B — Howmep [IpoBeneHune onepauuy nNpH noseplte

IYHKTa NEepBHYHON IIEPHOANYECKOMN

[ToaroroBka K noBepke 5 Jla Jla
BHemHu#t ocMoTp ¥ onpoOoBaHHe 6.1 Ja Ja
ITpoepka cootBercTBus [10 6.2 a Ja
Onpenenenne METPOJIOTHYECKHUX 6.3 Jla T
XapaKTepHCTHK

2. CPEJICTBA IIOBEPKHU

2.1. Ilpu npoBecHUH MOBEPKH UCIIOIB3YIOTCS CIEAYIOLUIME CPEICTBA IIOBEPKH
2.2.1.0cHOBHBIE CpE/ICTBA TOBEPKH:

- cTaHAapTHBIN obOpasel coctaa neBomuuerura ['CO 10165-2012.
2.2.2. BcnoMoraTensHble CPEACTBa MIOBEPKH:

-MeTaHox Juis Xpomarorpaduu kB. «xu» o TY 6-09-1709-77 (ucnonb3yercs B KauecTBe
PpacTBOpPHUTENA);

- MEpbI BMECTHMOCTH: IHneTKu 2 kiacca TouHocTd no I'OCT 29227-91, konbb1 HanMBHBIE
2 xiracca Tounoctu o 'OCT 1770-74.

- TEPMOTHIPOMETP JIEKTPOHHBIN HJIM THTPOMETP IICHXPOMETPHYECKHH, 3aPETHCTPUPO-
BaHHbIe B @eiepaisHoM (oHze 110 00ecreueH o eIMHCTBA H3MepeHuii (Hanpumep U
Ne22129-09; ®UD Ne 69566-17 unu aHaIOTHYHEIE).
- Bechl 1aboparopHsie Beicokoro kiacca Touroctd no 'OCT OIML R 76-1-2011.
2.2.3. JlonyckaeTcs NpUMEHEHHE aHAJIOTHYHBIX CPEJICTB OBEPKH, 00eCeYnBalOIIUX Onpe-
JIeJIEHHE METPOJIOTHYECKHX XapaKTEPUCTHK MOBEPAEMBIX IETEKTOPOB € TpeOYEMOH TOUHOCTBIO.
2.2.4. Bce cpencTBa U3MEpEHHI, HCIIOIb3yeMbIE TIPH MOBEPKE, NO/KHBI HMETh CBHICTEIb-
ctBa 0 moBepke, a ['CO u XUMHYECKHE PEaKTHBBI - AEHCTBYIOLIHE MTACIOPTa.

3. TPEBOBAHMS K KBAJINOUKALIUY [TOBEPUTEJIEN

K ITPOBEJICHHUIO MOBEPKH AOMYCKAKOTCA JIMLA, HMCIOIHE TEXHHYCCKOC o6pa303a1me, H3y4YHUB-
e METOJHKY MOBEPKH U HMECIOIIHUE YAOCTOBEPEHHUE ITOBEPUTEIIA.




JL1st CHATHS JaHHBIX IIPH OBEPKE JOITYCKAETCs YY4acTHe CepBUC-HHKeHepa QUPMBI-U3rOTOBH-

TEJIS WM €r0 aBTOPU30BAHHOTO IPENCTaBHTENS WIH OIEpaTopa, 00CIyKHBAIOIEr0 AeTEKTOP (101
KOHTPOJIEM TTOBEPUTEIIS). '

4. YCJIOBUA TIOBEPKU

[Ipu npoBeeHHH NOBEPKH COOJIIOAIOT CIEAYIOLIHE YCIOBHS:

- TeMIIepaTypa okpyxatomero Bo3ayxa ot 15 no 30 °C;
- OTHOCHTEJIbHAs BIAXXHOCTh Bo3ayxa He 6onee 80 %.

5. [TIOATOTOBKA K IITOBEPKE

5.1. Ilepen nmpoBeneHHEM MOBEPKH JOJKHBI OBITh BBITOJIHEHBI CIIEIYIOIINE MOArOTOBH-
TeJbHBIE paboThL:

- TPUTOTOBJIEHBI TIOBEPOYHBIE PACTBOPHI cOrIacHO TpeboBaHusM m. 6.3.2.2 u 6.3.3.1
HACTOSILEH METOIUKHU ITOBEPKHU;

- IapaMeTphI AC€TEKTOpa NOJDKHEI OBITH YCTAaHOBJICHEI B COOTBETCTBHH B COOTBETCTBHH
C PYKOBOACTBOM ITO 3KCILIyaTallHH.

6. TIPOBEJIEHUE ITOBEPKH

6.1. BHemHuit ocMoTp # onpo6oBaHueE.

6.1.1. IIpu npoBeaeHUH BHELIHEr0 OCMOTPA JA0IXKHO OBITh YCTAaHOBIIEHO:
- OTCYTCTBHE MEXAHHYECKUX MOBPEKICHUH KOpITyCa;
- YeTKOCTh MapKHPOBKH.

6.1.2. OnpoGoBanue (camoTecTHpOBaHKE NPHOOPa) MPOBOJAUTCH B aBTOMATHYECKOM
peXXHMe Toclie BKIIIOYEeHHUS MUTaHUsA. B cilyyae ycnemHoro npoxoxaeHus TECTHPOBAHUSA Ha
JHCIUIEE NOSBIISETCS CTAPTOBOE OKHO MPOTrpaMMBbl YIIPABICHHUS IIPHOOPOM.

6.2. [ToaTBep>xI€HHE COOTBETCTBHS MPOrpaMMHOr0 obecnedeH s

6.2.1. Onpenenenre HoOMepa BEPCHH BCTPOSHHOTO NIPOrpaMMHOro o0ecreyeHusl.

6.2.1.1. Bepcus BeBouTCs ¢ noMounsio aBToHoMHOro I10 MassHunter (Mmoxyne Data Ac-
quisition). HaxxaB npaBoii kHOnKo# 1o Actuals, Ha sxpane nosBisieTcst okHO Actuals Selection Dia-
log, B koTopoM HykHO BbIOpaTh Q-TOF: Firmware version, 4To0b1 BepcHsi BCTPOEHHOT'O IIPO-
rpaMMHOTo obecrieueHns OTpasuiach B okHe Actuals. Bux okHa Actuals nokasan Ha pucyske 1.



Pucynok 1 — Oxno Actuals ¢ naeHTHGHKAIHMOHHBIMU JaHHBIMH BCcTpoeHHoro I10

6.2.2. Onpenenenyre HOMepa BEPCHH aBTOHOMHOT'O IPOrpaMMHOr0 00ecneyeHus
6.2.1.1. OxHO ¢ HOMepoM Bepcuu Moy Data Acquisition BEIBOAMTCS Ha JUCIUIEH C IOMO-
meio0  koMaHsl Help=>About. Bus okHa nmpuBezieH Ha pHCyHKe 2.

Pucynok 2 — Bux okHa ¢ Bepcueit Moxyns LC/MS Data Acquisition

6.2.1.2. OxHo ¢ HOMepoM Bepcuu Moy Quantitative Anaysis BEIBOAUTCS Ha JHCIUIEH C
nomompeio KoMaHael Help=>About. Bux okHa npuBeneH Ha pucyHke 3.
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Pucynok 3 — Bun okHa ¢ Bepcueit moayinst Quantitative Analyses.

6.2.3 JletekTop CUMTaeTCs MPOLIEIIIMM MOBEpPKY Mo 1. 6.2, ecnu Bepcus BetpoerHoro [10
He Hmwke 15.698, Bepcus monyns LC/MS Data Acquisition He Hike B.10.00, a Bepcus momyss

Quantitative Analysis He Huxe 10.0

6.3. Onpenenenue METPOJIOrHYECKHX XapAKTEPUCTHK

6.3.1. [TapameTpsl

Y CTaHOBUTH NapaMeTphl AeTeKTOpa, yKa3aHHEbIe B Tabiuie 2 # BpeMEHHYIO IpOrpamMMy rpa-

JIMEeHTa, yKa3aHHYIO B Tabiune 3.

Tabnuna 2 — [TapameTps! feTekTopa

U CcTOYHHUK HOHHU3AIMH

OnekTpocrnpeit npu aTMOC()EPHOM J1aBJICHUH
(ESI/AJS ESI/Dual ESI/Dual AJS ESI)

3arpy»aeMblif METOL:
-JICBOMHLIETHH
-pe3epnuH

Create new method (chloramphenicol.m)
Res Sensitivity MS.m

PacTBOp /UIs IPOMBIBKH HIJIBI aBTOCAMILIEPA

Meranon/Bona 75:25

PexuM nmozayu amroeHTa

[TporpaMmmupoBaHUE rPaTHEHTA,

cm. Tabmn.3
Temnepatypa TepMocTaTa aBTocamIniepa 4°C
CKOpOCTh MOTOKA JIIOEHTA 0,4 mi/MuH
Bpems u3mepenus (Stop Time) 10 mun
Temneparypa ocymatomero rasa (Drying -
300 °C
Gas Temperature)
CkopocTh NOTOKa OCYIIAIOLIEro rasa
: 5/
(Drying Gas Flow) ——
JlaBnenue pacneumuresns (Nebulizer Pres- 45 psi
sure)
Temnepatypa pokycupyromero rasa (Sheath o
250°C
Gas Temperature)
CkopocTh N0TOKa (hOKYCHPYIOLIEro rasa 1 5/
(Sheath Gas Flow) MHH
Harnpsokernune comna (Nozzle voltage) 500 B




Hanpsoxenue na xanuwuispe (Capill It-
o pe (Capillary vo 3500 B
ge)
Jnanason ckannpoBanus mace (Full-scan)
pexav MS Ot 100 o 800
Hcnons3yemas xpomarorpadudeckas Ko- Zorbax SB-C18 2,1 mm/50 mM/1,8 MEKpOH HiIH
JIOHKA aHaJIOrHYHas
Tabmuua 3 - BpemenHasi nporpaMma rpagueHTa
Bpems, Mun A (Boma) B (metanoun) Pacxon
0,1 90 % 10 % 0,4 Ma/MUH
1,0 2% 98 % 0,4 mn/mun
3.5 2% 98 % 0,4 Mi1/mMuH
3,51 90 % 10 % 0,4 Mm/mMuH
10 90 % 10 % 0,4 Mmn/MuH

6.3.2. Onpezenenye YyBCTBHTEILHOCTH (OTHOLIEHHE CHTHAJI/IITYM)

6.3.2.1. Ilepen nmpoBeaeHHEM H3MEPEHHUH PEKOMEHYETCs IIPOBECTH KOHIAUIIMOHHPOBAHHE
Xpomarorpaguyeckoi KOJIOHKH B COOTBETCTBHH € PYKOBOZCTBOM I10 3KCIUTyaTallMy Ha )KHUAKOCT-
HO# Xxpomatorpad. [Ipu pacuere OTHOLIEHHS CHTHAV/IIYM HCIIOJIB3YETCS CPEAHEKBAIPATHYECKOE
3nayeHue myma (RMS), paccuntriBaemoe I10 nerexropa.

6.3.2.2. Beectr B netextop 2,0 MKJI KOHTPOJIBHOTO pacTBOpa ¢ MacCOBOH KOHIIEHTpALUEH

0,5 nr/MKI JIEBOMHIIETHHA B METAHOJIE U C TOMOIIBIO IPOrpaMMHOI0 00€CIeYeHUs ONPEIEUTh OT-
HOIIEHHE CHTHAJI/IIYM JUIs HOHa ¢ m/z 321.

6.3.2.3. [ToBTOpHTH JNEHCTBHS, yKa3aHHbIE B 11.6.3.2.2 eme yeTslpe pasa. [lory4ennsie pe-
3yJbTaThl 3aUKCHPOBATH.

6.3.2.4. Pe3ynbpTarsl HCIBITaHUM 110 I 6.3.2 CUMTAIOTCS MOJIOKUTEILHBIMHU, €CIIH B CEPHH U3
NATH H3MEPEHUIi HaMEHbIIee 3HaYeHHe OTHOLICHHS CHTHA/IIYM HE MEHEE, YeM yKa3aHo B Tal-
nuue 4.

Tabmuna 4 - OTHOIIEHHE CHTHAL/IIYyM
Jerextopsl Macc-cenektuBHbIe 6545 Q-TOF LC/MS (monens 6545),
6545XT AdvanceBio LC/Q-TOF (momens 6549), 6546 LC/Q-TOF (mo- 50
nenb 6546)
Jerextopsl 6560 Ion Mobility Q-TOF LC/MS (mozens 6560) 10

6.3.3 Onpenenenne otHocuTenbHOro CKO BBIXOIHOrO CHrHAA.

6.3.3.1. Onpenenenne CKO BBIXOAHOrO CHrHajIa MPOBOAT 110 KOHTPOJIBHOMY —pacTBOpY C
MAaccoBO# KOHIEHTpaUeH S II/MKIJI JIEBOMHLETHHA B METAHOJIE.

6.3.3.2. O6beM BBOAUMOIA NPOOBI — 2 MKIL.

6.3.3.3. [TocnenoBatenbHO BBeCTH MpoOy B MpuOOp M 3aUKCHPOBATH BPEMs yACP)KHBAHUA
M IUIONIab MHKA JIeBOMUIETHHA. [IOBTOPAIOT onepamuio Nt pa3s. IIpu 3ToM HEIOCTOBEpHBIE pe-
3yJIbTAThl H3MEPEHHHH, KOTOpbIE MOXKHO OLEHHTH Kak BbiOpock! (cm. TOCT P MCO 5725-1-2002,
1. 3.21; TOCT P 8.736-2011), 0T6paKkoBLIBAIOTCS U HE yYHTHIBAIOTCS B pacueTax. B ciydae oGHapy-
KEHHs BRIOPOCOB MPOBOIAT HEOOXOAMMOE JIONOTHHTEIBHOE YHCIIO H3MEPCHHIL.

6.3.3.4. C noMompio mporpaMmMHoro obecrnedenus onpenenuts otTHocutensnoe CKO BeI-
XOJIHOTO CHTHAJIA IO TUIOMIAAN KA H BPEMEHH yIEPKUBAHHUS.

6.3.3.5. Boamosxno nposectu pacder CKO Bpyunyio no ¢popmyie:



n

Z (N—Nk)z

_100 4] j=1
" N n—1

s % 0

rae: N — cpenHee apupMeTHUECKOE Pe3y/IbTATOB N- H3MEPEHHIA;
Nk — k-€ 3Ha4ueHHe pe3ynbTaTa H3MEpEeHHI;
N — YHCJI0 U3MEPEHHUH.

JlanHble U1 py4HOro pacuera GepyTcst H3 CyMMapHOTO paropTa pe3yJIbTaToB U3Me-
pEeHH.

6.3.3.6. Pe3ynpTaTh! moBepKH 10 11.6.3.3 CYATAIOTCS ITOJIOKUTEIBHBIMH, €CIIH 3HAYEHHE OT-

HocuTenbHoro CKO Bexomnoro curnana He npesbimaet 10,0 % no ruromanu nuka u 3,0 % no
BPEMEHHU YICPKUBAHUS.

7.0¢opmiieHne pe3yIbTATOB MOBEPKH

7.1. JlanHBIE, NOTYYEHHBIE IPH IIOBEPKE, 0(OPMIISIOTCS B (opMe IPOTOKOJIA B COOTBETCTBUH
¢ TpeOOBaHHUSIMH, YCTAaHOBJICHHBIMH B OpraHH3alliH, IIPOBOASIIEH TOBEPKY.
7.2. JleTekTop, yAOBIETBOPAIOMIMH TpeOOBaHHSIM HACTOSILEH METOJMKH NOBEPKH, IIPU3HA-
€TCsl TOHBIM M Ha Hero 0 opMIIsieTcs: CBUAETENLCTBO O MOBEPKE M0 yCTAaHOBJICHHO#H (opme.
Ha 060poTHO# CTOpOHE CBUAETENLCTBA IPUBOAUTCS CIIEAYIOmas HHHOpMaLus:
-pe3ynbTaThl ONpoOOBaHMUS U BHEIIHETO OCMOTPa;
-pe3ynbTat npoBepku cootsercTBHs [10;
-pe3yJIbTaThl ONpEAE/IEHUS METPOJIOTHYECKUX XapaKTEPHUCTHK.
7.3. JleTeKkTop, HE YAOBIETBOPSIOUIMA TpeOOBaHUAM HACTOAIIEH METOAMKH, K JaJlbHEHIIEH
IKCIUTyaTalluK HE JOIYyCKAETCS ¥ Ha HErO BBIIACTCS W3BELICHUE O HEIPHIOJHOCTH.
7.4. 3HaK MOBEPKH HAHOCHTCS Ha JIMLEBYIO NaHENb JeTeKTopa (Moj Ha3BaHHEM) M (HJH) Ha
CBHJIETEIBCTBO O MIOBEPKE.



IIpunoxenune A

Metonuka IIPHTOTOBJICHHS MMOBEPOYHBIX PaCTBOPOB

1. JInist IpUroTOBIEHHs MOBEPOYHOrO PacTBOPa MPHMEHSIOT Cleyioulee 060pyI0BaHHE U PEaK-
THBBI:

Kon6s1 MepHBIE 2-r0 KJ1acca TOYHOCTH ¢ MpUTépToi nmpobkoit mo F'OCT 1770-74.
ITunerxu MepHbIe 2-ro kacca TogHocT o FOCT 29228-91.

I'CO 10165-2012 CranpapTHsIit 06pasel cocTaBa JIEBOMHLETHHA.

Meranon i xpomatorpadpuu kB. «X9Y» mo TY 6-09-1709-77.

Becs! naboparopHsle Beicokoro kinacca TogyHoctr o 'OCT OIML R 76-1-2011;

2. Ilpurorosienue pactBopa 10 Mr/i (pacTBop «A»).

B mepHyto ko16y BMecTuMOcTEIO 100 cM® momemaror HaBecky neBomunetuna (1,0£0,1) mr,
JOBOJAT 10 MeTKH MeTaHoJIoM. Cpok XpaHeHHs 7 JHe# B XOJIOAUIbHUKE.

3. [Ipurorosnenue pacrBopos 0,5 nr/mki u 5,0 nr/mMki

PacTtBop «A» ¢ MaccoBo#t KOHIEHTpauuei 10 Mr/1 JIeBOMHIIETHHA HCIIOIB3YETCs Ul IIPUTO-
TOBJIEHHS OBEPOYHBIX pacTBopoB 0,5 mkr/n (0,5 nr/Mm®) 1 5,0 Ir/MKJI METOZIOM TI0CIIe/10Ba-
TENBHOr0 00BbEMHOT0 pa3daBieHus METaHOIOM (TP HEOOXOAMMOCTH B [Ba 3Tana).
KonuyecTBO pacTBOpHTEISl, HEOOX0AUMOE JUIs NOJTyYeHUsI pacTBOpa TpeOyeMo# KOHIEHTpa-
LI H, BEIYHCIISIOT MCIIOB3Ys CIEAYIOmYI (opMyy:

V.
Cii =Co,--7‘", (a.1)

x
rae Coi -IeHCTBUTENILHOE 3HAYeHHE KOHLIEHTPALMH KOMIIOHEHTa B PaCTBOPE, HCIIOJIb3YEMOM B
Ka4yecTBe HCXOIHOTO JUIA pa3baBIeHus Mr/am’.
Voi -00b€M pacTBOpa, HCIIOJIB3YEMOM B Ka4eCTBE HCXOIHOTO /U pa30OaBiieHHs.
Vi -00umii 00eM IIPUTOTOBJIIEHHOTO PacTBOpa
C- pacyeTHas (Tpebyemasi) KOHLEHTpaLHs KOMIIOHEHTA B KOHTPOJIBHOM pacTBOpe.

4. TIpu MCIIOJIE30BAHHMHU CPEJICTB H3MEPEHHH, CTaHJapTHHIX 00pa3slloB U PEaKkTHBOB, yKa3aH-
HBIX B I1.1. HACTOSIIETO MPHIIOKEHHS, OTHOCHTE/IbHAS MOTPELIHOCTh MOBEPOYHOTO pacTBOpa,
IIPUTOTOBJIEHHOTO IO JAHHON METO/IMKe, He nmpeBbImaeT +5 %.



